General synthetic procedure for [Ni2LA R (HCO3)]: LA R (0.062 mmol) was dissolved in 2 mL MeCN/MeOH or MeCN/EtOH 4:1. A solution of Ni(ClO4)2·6H2O (0.12 mmol) in MeCN/EtOH 4:1 was added to the solution. CO2 was streamed through the solution for 10 min. The mixture was stirred over night. The solvent was removed under reduced pressure and the residue was precipitated from MeCN/Et2O, MeCN/hexane or by slow evaporation of the solvent.
[Ni2LA Me (HCO3)](ClO4)3: blue solid, 93 %. ESI-MS calc. for [C40H60ClN8Ni2O7] + : m/z = 915.30. Found: m/z = 914.9. IR (KBr, cm -1 ): 3345, 2917, 2774, 1654, 1612, 1464, 1440, 1093, 714, 626 . ): 3447, 3270, 2963, 2925, 2856, 1738, 1676, 1634, 1603, 1460, 1304, 1150, 1099, 982, 884, 841, 799, 708, 628. [Ni2LA OMe (HCO3)](ClO4)3: blue solid, 98 %. ESI-MS calc. for [C40H60ClN8Ni2O10] + : m/z = 963.28. Found: m/z = 963.9. IR (KBr, ): 3419, 2910, 2781, 1620, 1467, 1340, 1302, 1145, 1113, 1087, 629 . ): 3444, 3304, 2926, 2858, 1637, 1521, 1454, 1088, 1016, 975, 926, 803, 626 . ): 3510, 3267, 2953, 2878, 1645, 1620, 1450, 1379, 1261, 1093, 324, 802, 625 3531, 3277, 3072, 2941, 2881, 1697, 1626, 1602, 1456, 1304, 1103, 986, 878, 709, 627 3537, 3265, 2949, 2872, 2853, 1636, 1605, 1464, 1337, 1304, 1092, 843, 625. [Ni2LA ): 3528, 3273, 2930, 2864, 1623, 1483, 1448, 1379, 1099, 1016, 982, 926, 804, 625 ): 3447, 3019, 2925, 2872, 2197, 2114, 2048, 1627, 1598, 1457, 1299, 1146, 1114, 1083, 629 3421, 2922, 2872, 2781, 2194, 2118, 2058, 1616, 1445, 1146, 1085, 629 3418, 2876, 2176, 2067, 1636, 1452, 1145, 1085, 1020, 630 . ): 3420, 2937, 2878, 2193, 2122, 1599, 1469, 1441, 139, 1301, 1146, 1114, 1086, 842, 711, 627. [Ni2LA Thio (N3)](ClO4)3: green solid, 87 %. IR (KBr, ): 3554, 3478, 3416, 3247, 2926, 2855, 2191, 2105, 2056, 1622, 1442, 1087, 808. 1326, 2931, 2871, 2189, 2116, 1603, 1461, 1310, 1144, 1114, 1084, 841, 3442, 3262, 2938, 2883, 2310, 2287, 2022, 1636, 1454, 1089, 807, 627 . 
* One perchlorate molecule was squeezed. Chem., 1990 , 289, 203-215. 3 A. L. Spek, Acta Crystallogr. Sect. C, 2015 
